C 19 H 28 N 6 O7S, monoclinic, P21 (no. 4), a = 8.1573(1) Å, b = 17.4823(1) Å, c = 9.1162(1) Å, β = 116.432(1)°, V = 1164.14(2) Å 3 , Z = 2, Rgt(F) = 0.0273, wR ref (F 2 ) = 0.0732, T = 170(2) K.
CrysAlis PRO [1] , SHELX [2, 3] , DIAMOND [4] The ethanol solvate was synthesized by the following procedure. An amount of 1 mmol methyl(E)-N 2 -((3methylquinolin-8-yl)sulfonyl)-N ω ′-nitro-L-argininate was dissolved in a mixed solvent of 5 mL absolute ethanol and 1 mL dichloromethane, then the solution was stayed in room temperature for slow evaporation. Colorless crystals were formed after three days. Yield: 80%.
Experimental details
The structure was solved with the ShelXT [2] structure solution program and refined with the XL [3] refinement package. The positions of the hydrogen atoms were generated geometrically. The figure was drawn by Diamond 4.0 [4] .
Comment
The title compound is an important intermediate for the thrombin inhibitor argatroban. Argatroban was synthesized in 1970 [7] . The crystal structure of this intermediate is benefit to understand the reaction mechanism. Two related structures were found in the CSD: One is Nη-nitro-Larginine methyl ester hydrochloride, and the other is Lnitroargininium picrate [8, 9] .
The asymmetric unit contains one tite molecule and one ethanol. The bond lengths and angles within these moieties are in the expected ranges. The S1-N5 distance is 1.6237(17) Å. The C5-N5 distance is 1.470(3) Å. Viewing nitroguanidine part closer. For C-N bond, the distance of C1-N2, C1-N3, C1-N4 is 1.367(3) Å, 1.324(3) Å and 1.330(3) Å, respectively. For N-N bond, the distance of N1-N2 is 1.344(3) Å.
There are four intermolecular hydrogen bonds: N3-H3A· · · O7 (dN· · · O = 2.932(1) Å; ∠NHO = 153°, ′′ = 1 − x; + 1 / 2 + y; 1 − z), N4-H4· · · N6 (dN· · · N = 3.218(1) Å; ∠NHN = 165°, ′′ = −1 + x; y; z), N5-H5· · · N2 (dN· · · N = 3.198(1) Å; ∠NHN = 157°, ′′ = 1 + x; y; z) and O7-H7· · · O3 (dO· · · O = 2.909(1) Å; ∠OHO = 136°, ′′ = 1 − x; − 1 / 2 + y; −z). Intermolecular hydrogen bonds extend the structure to a three dimensional framework.
